A. MATERIALS AND METHODS
Reagents were obtained from Aldrich Chemical (www.sigma-aldrich.com), Acros Organics (www.us.vwr.com) or Alfa Aesar (www.us.vwr.com) and used without further purification. Solvents were obtained from EMD Miliphore DrySol (www.us.vwr.com) and degassed with N 2 . Solution phase reactions were performed in glass vials or round bottom flasks without inert atmosphere and magnetic stirring. Cold baths were generated as follows: 0 °C, wet ice/water; -10 °C, ice/acetone; -20 °C, dry ice/isopropanol monitored with a thermometer; -44 °C, dry ice/CH 3 CN; -63 °C, dry ice/chloroform; -78 °C, dry ice/acetone; -100 °C, dry ice/Et 2 O. TLC was performed on 0.25 mm E. Merck silica gel 60 F254 plates and visualized under UV light (254 nm) or by staining with potassium permanganate (KMnO 4 ), cerium ammonium molybdenate (CAM), phosphomolybdic acid (PMA), iodine (I 2 ), or p-anisaldehyde. Silica flash chromatography was performed on E. Merck 230-400 mesh silica gel 60. Automated chromatography was performed on a ISOLERA Prime instrument with 10 g. SNAP silica gel normal phase cartridges using a flow rate of 12.0 mL/min and a gradient of 0-100% EtOAc in heptanes over 20 min with UV detection at 254 nm. Analytical LC-MS was carried out on a Agilent 1100 UPLC System with Ion Trap MS Detector with a Phenomenex 5 cm ´ 4.6 mm, 3 mm, 120 Å, C18 reverse phase column using a flow rate of 0.1 mL/min and a gradient of 80-100% CH 3 CN in 0.1% aq TFA over 5 min with UV detection at 254 nm. NMR spectra were recorded on Varian Mercury II 400 MHz Spectrometer at 24 °C in CDCl 3 unless otherwise indicated. Chemical shifts are expressed in ppm relative to TMS ( 1 H, 0 ppm) or solvent signals: CDCl 3 ( 1 H, 7.23 ppm; 13 C, 77.0 ppm; coupling constants are expressed in Hz. High resolution mass spectroscopy was performed on a Agilent 6220 Accurate-Mass Time-of-Flight LC/MS at the Mass Spectrometry facility at Princeton University.
General method for synthesis of glycidyl ethers:
An oven dried 250 mL round bottom flask containing dry acetone (88 mL) was charged with target phenol (8.83 mmol, 1 equiv) and ground potassium carbonate (17.6 mmol, 2 equiv) under N 2 and stirring. Epichlorohydrin (26.5 mmol, 3 equiv) was then ran in and the solution was heated under reflux for 24 h or until consumption of the phenol was visualized by TLC. Upon completion, the resulting solution was filtered and volatiles removed by rotary evaporation. The residue was loaded directly onto a silica gel column for purification.
General method for synthesis of amino alcohols: In a 20 mL pressure tube (for volatile amines) was combined epoxide (1.0 mmol, 1.0 equiv) and amine (1.5 mmol, 1.5 equiv) 6.7 mL of reagent grade DMF. The reaction vessel fitted with a stirbar, sealed, and heated at 60°C for 12 h after which the vessel was allowed to cool to ambient temperature (not necessary for reactions not ran in pressure vessels) before receiving deionized water (50 equiv) in one portion. The vessel was resealed and stirred at 60°C for an additional 12 h. Solvent was removed on a rotary evaporator (22.5 mbar at 35°C) and the crude residue loaded directly onto a silica gel column.
